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COMPLETE SPECIFICATION 

Iiiq>rovemrat9 in the productioiy of Aromatic Aminosu^kon]^- 

Aimdines 
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We5 BADZSGHB AkELD^ & SODA-ItABBZK 

AiCTiEKGESELLSCHAFr^ a Joint Stock Com- 
pany organised nnder die laws of Germany^ 
of Ludwigsbafen on Rfamey Germany, do 
hereby declare die invention, for wbidx we 
pray that a patent may be granted to ns, 
and die method by which it is to be per- 
formed, to be pardciilarly described in and 
by the fdlowing statement; — . " 
We have found diat aromatic amino- 



sulphonylamidines are^ obtained when an 
aromadc aminosul^hcauc acid amide of which' 
die amido ati^ amino groups are imsnbsd- 
tuted is reacted widi a lacdmrO-fi]]iyl ediec, 
preferaUy in an indifferent oiganic solvent, 
at elevated temperature. 

The Fcacdon, for ezaxufde when using 
para-«minobenzene su^cmic add amide and 
caprotlactxm-<Xmediyl edier, is xeprodoced 
by die following eqoadon: 



15 



20 



25 



30 



li 



^ CH30H 



H2 tsl 




\ 



NM — CHa— CHg 



the aid aodnobenzene aphonic 

aCT<^ amidej diere may alsQ be used as initial 
mateiiBls xing-subsdtuted derivatives oi this 
compounds as for nramrle those which con- 
tein alkyl, ar^ aralkyl, cydoalb^ alkoxy 
or nitro gromis or balc^en atoms aittached 
to die ting. Tnere may bIbo be used aromatic 

qmin< v«iT phfmnTTit<ie s have a Oa phdlR- 

lene skeleton as the aromatic nucleus. Suit- 
able conqtounds are for example iHunmo- 
benzene - 4 * sulphraic acid 1 * Bmino* 
[PneeSs.6d.] 



benane - 2 - su^htxnic acid arm^f^ 1 - amino- 
2 - mediQi^eozene - 5 - sutehonic add 
amide^ 1 * amino - 23 * dimethoxjbenzene- 33 
4 - sulphxinic add amide, 1 > amino - 2- 
m ed ioxy - 5 - mediyK}cn2cne 4 - sulphonic 
acid amide, I - amino - 4 - nitrobenzene - 5- 
sulphonic add aihidc, 2 « aminonaplidialene » 
6 - sulphomc add amide, and 1 - amino - 2 - 40 
cbkirbenzene 5 - sulphonic add amide. 
. Aauing ^the fuidier reaction cnmpfttigntg 
suitable as lactini-O^lkyi ediecs diere suqr 
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be mentioaed above all diose .faaviog the 

O— C— (CH^ii 

V 
N 

in vridsh R rcjffeaiits an alfc^ grooR for 
essmp]& a mcth^ cth^ or F^Pg 
and tB a 'whole number between 3 ana 7. 
Hie lactiiDhO-fllkyl ediers which ccone into 
question arc, wih tiie exception rf di« 
capidactim-CMkyl ethers which are de- 
described m the UtOTture (ct Organic S;^ 
thesis, column 31, page 72), new conmpunda 
iduch are readily prepared in an analogous 
way to caprolactim-Oalhyl eihcrs. Suit- 
lactim-alllyl cdicrs are for (gamgle 
O-me^yi'i Oemyi- and O^n^-Iacnm 
ethers of the Lactams as for esample alpha* 
mxxolidooe^ al^-^iperidone, caprQlactam»' 
oeoanthic lactam and caja^ lactam. De- 
rivatives of the lacdmrO-alkyi ethers wmm. 
ate suhstitated in the CHa-gtoups by mediyl 
or ediyl radicals, as for example butyro- 
lacdm-, valerolactnn-> c^nrdaOim-, oenanlhio- 
lactan- and cayryiic4actiinr-0-alkyl ethers, 
may also be used. 

For the reacticm, the reacdon components 
are preferably used in equivalent amounSB. 
hi some cases it may be advantageoas how* 
ever to use the lat^hn-O'^al]!^ ether in a 
siidit excess for example I to 10% by 
wSght more tiian ia theoxedcally necessary 
for the reactioiL 

The most favourable temperatures for the 
reacdon lie in general between about 40° and 
140^ G; it is advantageous to woik at about 
60° to 100° C 

IndiSerent solvents, as for example aro- 
matic hydrocarbcHis, such as benzene^ toluene 
or z^ene, aliphatic elcohdl, sndi as medianbl, 
etham£ or propanol, or ethers^ for exam^e 
diethyl ether, w also c^/cSc etheacs, sudi os 
fffrnhy dr oforfln e and dtcsane, may also be 
co-employed in ocder to achieve a better 
thoEongh mixing of die reaction components. 
Woddng in dosed vessds may somenmes be 
necessary, espeda&y when oo-employtng low- 
boilfng sc^ventSL 

The reaction may be carried out for ex- 
ample by nmdng the initial matenals„ heat- 
ing the mixture if desked in the presence 
of sidvents, and keeping it for some at ^ 
reacticBi fimmerature, for example for 5 to 
20 hoursL Iris also possxUe however to heat 
.one reaction con^oneni^ for example the 
aromatic aminosulphonBmide a solution 
thereof, to die reacdon temperature and to 
introduce die odier cQmponent, for exat rrp le 
alone or dissolved. Although, the reaction 
already- proceeds smoothly , tinder the stated 
conditions, it may be further accdcrated by 
the additbn of catalvsts. As substances fd 
pfw Waring die leaction, whicb cause a 



mariced ^ect even in small amounti^ 
exan^ np to 10^< with xefoience to the 
lactxm-0-aikyl edier, there may be used for 

^lyiTPpT f ffrriaiy anUDeSj SIX^ AS tli^l^* 65 

aminf, tricthanfflamfne and pyridine* ^ 

The aromatic aminosulphonsdamidines may 
be sepaFBted foom the reaction products by 
mediods known per se, for wnrmple by filtra- 
tion after coding. ^ ^ 70 

It is already known that cycHc amidmes 
are obtamed allowing an aromatic amine, 
as for exaniple aniline^ to act on capro^ 
lacthSrO-mediyl eth^. Arconatic sulphon- 
amides, wliicfa contain no further reactive 75 
groups on the aromatic ring, have also already 
been condensed with caprolactimrO-alkyi 
crhera* It was however imfiKpcctBd and not 
to be fosieseen that aromatic solphonamides 
which contain in addition to the amide group 80 
an amino groiq> which is likewise capable 
of reacting with lactim^-Oalkyl ethets^ oould 
be smootUy reacted to form the aromatic 
aminosulphonylamidmes. 

The arozpatic aminosulphonylamidmes ob- 85 
•taineH, which correspond to the general 
fomuila 



in which Ar represents an aromatic radical 
and n is a whole immher foom 3 to 7, are ^ 
new, valuable cjompounds. They are phar- 
macoh^gically active and may dso be used 
for the production of dyestufEs, for example 
as diazo con^ranentsb ana for the production 
of pesticides and medicaments. ^ 

The following Examples will further illus- 
trate this mvention bat the invention is not 
restricted to these Bxanxples. The parts 
specified in die Bsamples are parts by wd^ 
tmless othnwise spedfied. The parts by 
weight b^ the same relation to parts by 
volume as the gram does to the came ceott* 
metre; 

BSAMPtS 1. 
109 parts of butyrdactimhCKmethyl ether tOS 
and 168 parts of para-ondnobenzene sod- 
phonic acid amide in 300 parts by vohnne 
of dry xylene are heated to boiling under 
refiuz for 20 hours ^^e stirring. It is tiien 
allowed to oool and the deposited reaction 
produ ct is filtered off by suction. After re- 
cmtaQtsation foom water there are obtamed 
150 parts of the compotmd of the fonzmla 
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EzAMPLB 2. Elementazy analysb t£ die ompomui agrees 

40.4 paitB of 2^niTn(wnisol-4rsulphoaic with die formala: 
add amide are stiired into 300 parts of 

medianal and, after the addition of 2 parts v^'""^ 

5 of trieth^aimne and 26.6 parts of capro- - ^ ^ \ _x 

lactnarO-meflwl ette, heated to bo flmg C^^^ c-nh "SO^ ^ — ' 

under scfluz for 10 hours vrtule stunii^ 

When the xeactkxn is complefie, the taor ^ 

ture obtained Is ooded t^ ffi the d^osited 

10 solid &acti(»i is fiketed off hy suction. The VTidi sodium nitrite it leaeiB to form a dbzo 

filter residue is washed on the filter with ice- craopound of cointling. 

oodd medianol and dried in vacuo. SO J parts In the way above desctibedj the con^ 

of a adoizdess crystalline solntance of die pounds set out in the fdlowing ta^ may 

melting piant 150° C are obtained. The be obtahied in simHarty good yidds from 

15 CQmpound is soluble in dilate mineral adds, the initial matoials specified in the table: 



25 Bridal materials Product obtained Mddng point 




OOH3 ^^""^ 4! ^^ 

CHi-0-e'^CH^U H^W -SOp - ^^^ NHa (CH^ . e-NH-SOfi^^-NH^ 



30 "^OaS-NHa ^=<feS.NH.d 
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ta ^liidi Ac xqae$eD]s an annmtic radical Ax stands for a divaloit ar^eoe xadical -Msk 



and n a whde number from 3 to 7. 
2« The oosipoand of die fDzxnula 



may oontain halc^en acorns^ alkyl^ aialk^ 
cycIoaQnl} alkoiqr or nttro groopsy is re a cted 
a uctmirO^Ik!^ edsec of me fixnnnla 
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3. The'contEKnindof liiefbcm^ 
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4w The om^ound of the fonniila 




0CH3 
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5. A process for theproducdon of aromadc 
aminosnlplionylaDaidines whoein an ammo- 
subsdtuted aznmadc ^ulfoijaniidCe of. di^ 



20 



in wlddi R is an alkyi tadicd and n a v^iole 
number between 3 and 7, at elevated tem- 
peruure. 

6. A process according to deim S herein 
die reacdcHi is canied out in an iDdiioeat 25 
Qtgmic scdvent 

/• A pzooess acootdiug to dauit 5 or 6 
wbccdn iihe reaction is canied oat in ^ 
ptesenoe of a terdarv amine as catalysL 

8, The process for die^ piodncdon d 30 
aiQiuadc ammosutehonylan^dines snbstai^ 
tmlly as described m eimer of the fbregdng 
Examples. 

9. Azr|r of die nev7' aromatic ' aminK) 
snTphonylBniidmfts herds described, 35 

J. Y. & G. W. JOHNSON, 
47, Uncoln's Lm Fields^ 
- . Loo 4on» .W>C?, 

Chartered Pbtent AgcoCS) 
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